C 3 H 1.24 Cl 0.76 N4O4, monoclinic, P21/c (no. 14), a = 11.3953(11) Å, b = 5.9373(4) Å, c = 9.7498(9) Å, β = 96.630(4)°, V = 655.23(10) Å 3 , Z = 4, Rgt(F) = 0.0446, wR ref (F 2 ) = 0.1068, T = 173(2) K.
(80 mL), 25 mL of ammonia water was added thereto, and the reaction kettle was tightly sealed and placed in a vacuum drying oven. The temperature is slowly raised to 160°C, reaction 8 h, and after the reaction is finished, it is naturally cooled to room temperature; Take out the reactor and pour the orange solid-liquid mixture in the reactor into a four-port bottle of 100 mL. The temperature was raised to 70°C with stirring, and the pH of the solution was adjusted to 1 with 10% hydrochloric acid. At this time, the solution turned pale yellow; when the temperature was lowered to room temperature, a yellow solid was precipitated, and a yellow solid and a yellow filtrate were obtained by filtration, and the filtrate was evaporated at room temperature to obtain a yellow crystal suitable for single crystal X-ray diffraction. This crystal contains 3,5-dinitropyrazole and 4-chlorine-3,5-dinitropyrazole in the ratio 1/3 ( Table 2) .
Experimental details
All H atoms were identified in difference Fourier syntheses. With C-H bond lengths constrained to 0.95°a nd U iso (H) = 1.2Ueq(C), N-H bond 0.86°and U iso (H) = 1.2Ueq(N).
Comment
Nitropyrazole compounds have high nitrogen content, high enthalpy of formation, high density, low sensitivity and environment-friendly characteristics, and have become a research hotspot in the field of energy-containing materials in recent years [4] [5] [6] . 4-Amino-3,5-dinitropyrazole (LLM-116) is one of the high-energy and insensitive compounds with excellent performance and low sensitivity, which has potential application prospects in insensitive explosives [7, 8] . In order to study the mechanism of synthesis of LLM-116, the title compound was prepared by the nitration of 4-chloro-3, 5-dinitropyrazole. Here we reproduce the structure of the title compound (the figure) .
As shown in the figure, the crystal structure of the title compound was analyzed and refined using the SHELXL program [1] [2] [3] . In the crystal structure of the title compound, 4-chloro-3,5-dinitropyrazole forms a solid solution with 3,5-dinitropyrazole. All bond lengths and angles are substantially the same as those of 4-chloro-3,5-dinitropyrazole, but in the crystal structure, the crystal structure of the title compound appears in a rectangular parallelepiped shape with a certain inclination, and the single crystal structure of 4chloro-3,5-dinitropyrazole exhibits a square shape [9] . And compared with the crystal structure of 3,5-dinitropyrazole [10] , the structure has a certain degree of tilt, and the bond angle and bond length between the atoms also have a certain change [11, 12] .
